C14H 18 O4, monoclinic, P21/n (no. 14), a = 10.763(6) Å, b = 5.941(4) Å, c = 20.310(12) Å, β = 92.238(6)°, V = 1297.7(13) Å 3 ,
dried with anhydrous sodium sulfate, filtered and evaporated, and the product was recrystallized from ethyl acetate to afford colorless crystals (1.80 g, yield 72%).
Experimental details
All hydrogen atoms were identified in difference Fourier syntheses. The methyl groups were idealized and refined using rigid groups allowed to rotate about the C-C bond (AFIX 137 option of the SHELXL-2013 program). The U iso values of the hydrogen atoms of methyl groups were set to 1.5Ueq(C) and the U iso values of all other hydrogen atons were set to 1.2Ueq(C).
Comment
As protected intermediates, ketal compounds have a wide application in organic syntheses [3, 4] . Some of these compounds have insecticidal as well as anti-foaming properties [5] . In addition, the title crystal structure is similar to 1,3-dioxans [6] . One molecule of the title compound forms the asymmetric unit. The bond lengths and angles are in the expected ranges. Especially the configuration at C8 and C11 was determined.
